Abstract 5-Methoxy-1-tetralone 1 has been converted into 2-Acetyl-5-methoxy-1,2,3,4-tetrahydronaphthalene 5 by acylation, hydrogenation and oxidation respectively. Demethylation of 5 with boron tribromide afforded the title compound 6.
Introduction
Several years ago Rao and collaborators reported 1,2 the synthesis of the tittle compound 6 and its transformation into 7,9,11-trideoxydaunomycinone 7 which can be smoothly converted into aglycones of the antitumor anthracycline antibiotic (±)-11-deoxydaunomycinone. The reported synthesis of 6 involves nine steps. In this paper we describe a short and simple synthesis of 6 from the commercially available 5-methoxy-1-tetralone 1. Acylation 3 of tetralone 1 with ethyl acetate yielded a crystalline solid whose spectroscopic date outlined in the experimental section suggested the exclusive formation of C-acetyl enol 2. This on hydrogenation with PtO 2 in ethanol and acetic acid at room temperature and atmospheric pressure yielded the compound 3 (88%) due to hydrogenolysis as well as hydrogenation. In addition, another compound 4 (12%) was obtained whose formation indicated that the compound 3 partially underwent hydrogenolysis. Oxidation of 3 with Sarett reagent 4 In conclusion, a four step synthesis of compound 6 has been accomplished and we believe that the present method can be utilized for the synthesis of 7 in quantities sufficient to accomplish the total synthesis of (±)-11-deoxydaunomycinone.
Experimental Section
General Procedures. Unless otherwise stated, IR spectra were taken on Nicolet FT and NMR spectra recorded on a Bruker AM-300 spectrometer were taken in CDCl 3 . Mass spectra were carried on Dupont 21-492B. Column chromatography was carried out on silica gel 60 (Merck) and TLC plates were coated with silica gel and the spots were located by exposing to UV light. Microanalyses were carried out in the Chemistry Department, IVIC, Caracas. 2-Acetyl-5-methoxy-1-hydroxy-3,4-dihydronaphthalene (2). To a solution of 5-methoxy-1-tetralone 1 (2.01g, 11.4 mmol) in a mixture of benzene (46.3 mL), ethyl acetate (11.6 mL) and dimethylsulfoxide (11.6 mL), warmed at 50 o C, was added a solution of sodium methoxide (1.01 g Na, 3 mL methanol). The mixture was refluxed for 1.5 h, cooled and poured into ice water. The organic phase was washed with a solution of sodium hydroxide (5%). The combined extracts were acidified with conc. hydrochloric acid and then again extracted with dichloromethane. The combined organic extracts were washed, dried and evaporated. The resulting solid material on crystallization with hexane-ether (9:1) afforded C-acetyl enol 2 ( 
